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INTRODUCTION
Scope and Applicability

This SOP offers detailed guidance in evaluating |aboratory data
generated according to the USHPA Method 524.2. The validation nethods and
actions discussed in this docunent are based on the requirenents set forth in
USEPA Method 524.2 and "USEHPA ontract Laboratory Program National Functional
Qi delines for OQganic Data Review', (ctober 1999 (BPA - 540/R99-008). This
docunent covers technical as well as nethod specific probl ens; however
situations may arise where data limtations nust be assessed based on the
reviewer's own professional judgenent.

Summary

To ensure a thorough eval uation of each result in a data case, the
reviewer nust conplete the checklist wthin this SO, answering specific
questions while performng the prescribed "ACITONS' in each section.

Qualifiers (or flags) are applied to questionable or unusable results as
instructed. The data qualifiers discussed in this docunent are defined on page
24.

The reviewer nust prepare a detailed data assessnent to be submtted
along wth the conpl ete SCP checklist. The Data Assessnent nust list all data
gualifications, reasons for qualifications, instances of mssing data, and
contract non-conpl i ance.



STANDARD OPERATI NG PROCEDURE
US EPA Region 11 Date: QOctober 2001
Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

YES NO NA

I. PACKAGE. COMPLETENESS AND DELIVERABLES
CASE NUMBER LAB:
S TE NAME

1.0 Data Gonpl eteness and Deli ver abl es

1.1 Hbs all data been submitted in QP deliverabl e fornat [ ]
or AP Forns Equi val ent ?

ACTI ON If not, note the effect on review of the data
in the Data Assessnent narrative.

2.0 Qover Letter, SOG Narrative

2.1 Is a laboratory narrative, signed release, or cover [ 1]
letter present?

2.2 Ae case nunber and SDG nunber(s) contained in the [1]
narrative or cover letter?

IT. VOLATILE ANALYSES

1.0 Traffic Reports and Laboratory Narrative

1.1 Ae the Traffic Reports, Chain of Qustodies, or signed 1]
rel eases fromthe field sanplers present for all
sanpl es?

ACTT ON If no, contact the |aboratory/sanpling team for
repl acenent of mssing or illegible copies.

1.2 |Is asanpling trip report present (if required)? [ ]

1.3 Sanple onditions/Probl ens

1.3.1 Do the Traffic Reports, Chain of Qustodies, or Lab [ ]
Narrative indicate any problens wth sanpl e receipt,
condition of sanples, analytical problens or special
notations affecting the quality of the data?




STANDARD OPERATI NG PROCEDURE
US EPA Region 11 Date: QOctober 2001
Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

YES NO NA

ACTI ON If all the VA vials for a sanple have air bubbl es
or the VOA vial anal yzed had air bubbles, flag all
positive results "J" and all non-detects "R'.

ACTI ON If sanples were not iced or if the ice was nelted
upon receipt at the laboratory and the tenperature
of the cool er was el evated (>10°Q, flag all

positive results "J" and all non-detects "W".

2.0 Hlding Tines

2.1 Hve any volatile holding tines, determned fromdate of [ ]
collection to date of analysis, been exceeded?

The holding tine for agueous sanples is 14 days.

NOE |f unpreserved, aqueous sanples naintained at 4°C for

aronati ¢ hydrocarbons anal ysis nust be anal yzed wthin 7
days. If preserved wth acid to a pH <2 and stored at 4°C

then agueous sanpl es nust be anal yzed wthin 14 days from
tine of collection. If uncertain about preservation,
contact the |aboratory/sanpling teamto deternine whether
or not sanpl es were preserved.

ACTI ON If holding tines are exceeded, flag all positive
results as estinmated ("J") and sanpl e quantitation
limts as estimated ("W"), and docunent in the
narrative that hol ding tines were exceeded.

| f anal yses were done nore than 14 days

beyond holding tine, either on the first analysis

or upon re-anal ysis, the reviewer nust use

prof essi onal judgenent to determine the reliability

of the data and the effects of additional storage on
the sanple results. A a mninum all results shoul d
be qualified "J", but the reviewer nmay determne that
non-detect data are unusable ("R'). If holding tines
are exceeded by nore than 28 days, all non-detect data
are unusable (R.

3.0 Surrogate Recovery (AP Form |1 HEyuival ent)

3.1 Hve the volatile surrogate recoveries been |isted on [ 1]
Surrogate Recovery forns ?

3.2 If so, are all the sanples listed on the appropriate [ ]
Surrogate Recovery forns ?




STANDARD OPERATI NG PROCEDURE
US EPA Region 11 Date: QOctober 2001
Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

YES NO NA

ACTI ON If large errors exist, deliverables are unavail abl e
or information is mssing, docunent the effect(s)
in Data Assessnents and contact the | aboratory/
project officer/appropriate official for an
expl anation/resubmttal, nake any necessary
corrections and docunent effect in the Data

Assessnent .
3.3 Wre outliers marked correctly wth an asterisk? [ ]
ACTI ON drcle all outliers wth a red pencil.
3.4 Wre one or nore volatile surrogate recoveries outside [ 1]

required limts for any sanple or nethod bl ank (Surrogate
recovery is 70-130% for aqueous sanpl es)

NOE Lab can use their devel oped in house acceptance criteria,
(See Method 8000B Sect.8.7) if none, then use 70-130%

If yes, were sanpl es reanal yzed? []
Wre nethod bl anks reanal yzed? [ ]
ACTI ON If all surrogate recoveries are > 10%but 1 or nore
conpounds do not neet nethod specifications:
1 Hag all positive results as estimated ("J").
2. Hag all non-detects as estinated detection limts

("W") when recoveries are less than the |ower
acceptance limt.

3. If recoveries are greater than the upper acceptance
limt, do not qualify non-detects.

If any surrogate has a recovery of < 10%

1. Positive results are qualified wth ("J").
2. Non-detects for that should be qualified
as unusable ("R').

NOTE Prof essional judgenent should be used to qualify data
that have nethod bl ank surrogate recoveries out of
specification in both original and reanal yses.

Check the internal standard areas.

3.5 Ae there any transcription/calculation errors [ ]
between raw data and reported data?

ACTI ON If large errors exist, take action as specified in
section 3.2 above.



STANDARD OPERATI NG PROCEDURE
US EPA Region 11 Date: QOctober 2001
Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

YES NO NA

4.0 laboratory Fortified Blanks (CLP Form III ivalent

4.1 Have the volatile Laboratory Fortified B anks (LFB) [ ]
recoveries been listed on the | aboratory reporting forn?

NOTE |f the data has not been reported, then contact
the laboratory/project officer to obtain the
information necessary to eval uate the spi ke recoveries
inthe M5 MBD and LFB. The required data whi ch shoul d
have been provided by the lab include the anal ytes and
concentrations used for spiking, background
concentrations of the spiked analytes (i.e., concentrations
in unspi ked sanpl e), nethods and equations used to
calculate the QC acceptance criteria for the spiked
anal ytes, percent recovery data for all spiked anal ytes.

The data reviewer nust verify that all reported equations
and percent recoveries are correct before proceeding to
the next section.

NOTE The LFB spike is spikedwth the sane anal ytes at
the same concentrations as a calibration standard
(Method 524.2-16, Sect.9.3) if different, nake note
in Data Assessnent.

4.2 \Wre Laboratory Fortified B anks analyzed at the required [ ]
frequency (1 LFB per 20 sanpl es)?

ACTI ON If any LFB data are mssing, take the action
specified in section 3.2 above.

4.3 Hw nany LFB volatile spike recoveries are outside QC Limts?
Vit er out of
ACTI ON drcle all outliers wth a red pencil.

4.4 \Wre one or nore of the volatile LFB recoveries outside [ 1]
70-130% recovery as per Method 524.2-17, Sect.9.6

ACTT ON 1 If the recovery is > upper in-house limt (or
130%, only positive values for the affected
anal ytes of the conpound(s) are flagged "J".

2. If the recovery is < lower in-house limt (or
70%, flag positive values for the affected
anal ytes of the conpound(s) "J" and non
detects "J".

NOTE Al analytes in associated sanple results are qualified



STANDARD OPERATI NG PROCEDURE

US EPA Region 11 Date: QOctober 2001
Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

YES NO NA

for the followng criteria:

1. If 25% of the LFB recoveries were < |ower in-house
limt (or 70% qualify all positive results "J"
and all non-detects "R'.

2. If two or nore LFB recoveries were < 10%qualify
all positive results "J* and all non-detects "R'.

5.0 Laboratory Fortified Sanple Matrix (LFV)

NOTE Analysis of a laboratory fortified sanple matrix (LFV)

5.1

5.2

is required O\LY if the criteria in section 9.4 are

not net. "The integrated areas of the quantitation ions of

the internal standards and surrogate in all sanples,

continuing calibration checks and bl anks shoul d renai n
reasonabl y constant over tine". An abrupt change nay

indicate a matrix effect and a laboratory fortified

dupl i cate sanple nust be analyzed to test for natrix effect.

Have the volatile Laboratory Fortified Sanple Mitrix [ ]
(LAV) recoveries been listed on the |aboratory reporting forn?

The required data which shoul d have been provi ded by
the lab include the anal ytes and concentrations used
for spiking, background concentrations of the spiked
anal ytes (i.e., concentrations in unspi ked sanpl e),
net hods and equations used to calculate the QC
acceptance criteria for the spiked anal ytes, percent
recovery data for all spiked anal ytes.

The data reviewer nust verify that all reported equations
and percent recoveries are correct before proceeding to
the next section.

Wre Laboratory Fortified Sanple Matrix (LFAV) anal yzed [ ]
at the required frequency ?

The laboratory should use one matrix spike and a

duplicate analysis of an unspiked field sanple if target
anal ytes are expected in the sanple. If the sanple is not
expected to contain target analytes, a Laboratory Fortified
Duplicate Sanple (LFV shoul d be anal yzed ( Method 524. 2-17,
Sect. 9. 4)

ACTTON No action is taken on LFM data al one. However using

prof essi onal judgenent, the validator may use the LFM
results in conjunction wth other QC criteria

and qualify data for that natrix foll ow ng the

gui del i nes addressed in Sections 4.3 to 4. 4.

8
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YES NO NA

6.0 Laboratory Reagent anks (LRB)

6.1 Is the LRB Sunmary form present ? [ 1]

6.2 Fequency of Analysis:
Has a Laboratory reagent bl ank been reported for [ 1]
sanples of simlar matrix, or concentration |level, and
for each extraction batch?

6.3 Hs a LRB been anal yzed for each GQJMs system used ? []

ACTI ON If any LRB data are mssing, take action
as specified in section 3.2. If not available, use
prof essional judgenent to determne if the
associ ated sanpl e data shoul d be qualified.

6.4 Chronat ography: review the blank raw data -
chromatograns (R &), quant reports or data system
printouts and spectra.

I's the chronatographic perfornance (baseline stability) []
for each instrument acceptable for the vol atil es?

ACTI ON Wse professional judgenent to determine the
effect on the data.

7.0 ontam nation

7.1 Ae there field reagent bl anks (FRB) associ ated [ 1]
wth every sanpl e?

ACTI ON If no, note in Data Assessnent that there is no
associ ated field reagent blank. For analytes wth
high concentrations, use professiona judgenent
on qualification of these values and nake
note in Data Assessnent. Duplicate FRB's nust be
handled along wth each sanple set, which is
conposed of the sanples collected fromthe sane
general site at approxinately the sane tine.

7.2 Do any Laboratory reagent blank/F eld reagent bl anks [ ]
have positive results for target anal ytes and/or Tl Gs?
Wien applied as described bel ow the contam nant
concentration in these blanks are multiplied by the
sanpl e dilution factor.

ACTI ON Prepare a list of the sanpl es associated wth each
of the contamnated bl anks. (My attach a separate
sheet .)

NOTE: Al field reagent blank results associated wth a

9
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YES NO NA

particul ar group of sanples (nmay exceed one per case)
nust be used to qualify data. B anks may not be
qgual i fied because of contamination in another blank.
FHeld reagent bl anks/ Laboratory reagent blanks nust
be qualified for outlying surrogates, poor spectra,
instrunent perfornance or calibration QC probl ens.

ACTT ON Follow the directions in the table below to qualify

sanple results due to contamnation. se the
largest value fromall the associated bl anks.

Sanpl e conc > CRQL Sanpl e conc < CRQL Sanpl e conc >
but < 10x bl ank & <10x bl ank val ue R & >10x
val ue bl ank
Met hyl ene
(hl ori de Hag sanpl e resul t Report CRQL & No qualification
Acet one wth a"U qualify "U i s needed
Tol uene
2- But anone
Sanpl e conc > Sanpl e conc < Sanpl e conc >
RQL but < RL &is < RQL value & >
5x bl ank 5x bl ank val ue 5x bl ank
Q her Hag sanpl e result Report (R & No qualification
cont am wtha"U qualify "U i s needed
i nants
NOTE The reporting of TIC conpounds nay or nay not be
requi r ed.
ACTI ON For TIC conpounds, if the concentration in the
sanple is less than five tines the concentration
in the nost contamnated associated bl ank, flag
the sanpl e data "R' unusabl e.
8.0 GIM Apparatus and Miterial s

8.1

Od the lab use the proper gas chronatographic colum(s) [ ]
for analysis of volatiles by Method 524.27? (Check raw dat a,
instrunent |ogs or contact the lab to determne what type

of columm(s) was (were) used.

For the analysis of volatiles, the nethod requires the use
of 60 m x 0.75 nmcapillary colum, coated wth VOO
(Supel co) or equival ent columm. ( Method 524.2-9, Sect. 6.3.2)

10
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YES NO NA

ACTI ON If the specified colum, or equivalent, was not used,
docurent the effects in the Data Assessnent. ke
prof essi onal judgenent to determine the acceptability
of the data

9.0 Q&M Instrunent Perfornance Check (AP Form V Equi val ent)

9.1 Ae the GIM Instrunent Perfornance Check forns []
present for Bronofl uorobenzene (BFB), and do these forns
list the associated sanples wth date/tine anal yzed?

9.2 Ae the enhanced bar graph spectrum and nass/charge (miz) [ ]
listing for the BFB provided for each twelve hour shift?

9.3 Has an instrunent perfornance check solution (BFB) been [ ]
anal yzed for every twelve hours of sanple anal ysis
per instrunent?(Method 524.2-18, Sect. 10.1)

ACTT ON List date, tinge, instrunent 1D and sanpl e anal yses
for which no associated GJ M5 tuning data are
avai | abl e.

DATE T ME | NSTRUMENT SAVPLE NUMBERS

ACTI ON If the |aboratory/project officer/appropriate

official cannot provide mssing data, reject ("R')
all data generated outside an acceptabl e twel ve
hour calibration interval.

ACTI ON If nmass assignnent is in error, flag all associated
sanpl e data as unusable, ("R').

9.4 Hve the ion abundances been nornalized to nmz 95?7 [ ]

9.5 Have the ion abundance criteria been net for each [ ]

i nstrunent used?

ACTT ON List all data which do not neet ion abundance
criteria (attach a separate sheet).

ACTT ON If ion abundance criteria are not net, take action
as specified in section 3.2.

9.6 Ae there any transcription/calculation errors between [ ]
nass lists and reported val ues? (Check at |east two val ues

11
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YES NO NA

but if errors are found, check nore.)

9.7 Hve the appropriate number of significant Fgures (two) [ ]
been reported?

ACTT ON If large errors exist, take action as specified
in section 3.2.

9.8 Ae the spectra of the nass calibration conpound acceptabl e?[ ]

ACTI ON Wse professional judgenent to deternmne whet her
associ ated data shoul d be accepted, qualified,
or rejected.

10.0 Target Analytes (AP Form | Hyui val ent)

10.1 Are the Qganic Analysis reporting forns present wth
requi red header infornation on each page, for each of
the foll ow ng:

a. Sanpl es and/or fractions as appropriate [ ]
b. Laboratory Fortified Sanple Matrix []
C. B anks [ ]
d. Laboratory Fortified B ank [ ]

10.2 Are the Reconstructed |on Chronatograns, nass spectra
for the identified conpounds, and the data system
printouts (Quant Reports) included in the sanpl e package
for each of the follow ng?

a. Sanpl es and/or fractions as appropriate [ ]
b. Laboratory Fortified Sanple Matrix []
(Mass spectra not required)
C. B anks [ ]
d. Laboratory Fortified B anks [ ]
ACTI ON If any data are missing, take action specified in
3.2 above.

10.3 Is chromatographi ¢ perfornmance acceptable wth respect to:

Basel ine stability? []

Resol ution? [ ]

12
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YES NO NA

Peak shape? [ ]

Full -scal e graph (attenuation)? [ ]

Qher: [ ]
ACTI ON Wse professional judgenent to determine the

acceptability of the data

10.4 Are the lab-generated standard nass spectra of identified [ ]
vol atil e conpounds present for each sanpl e?

ACTI ON If any nass spectra are missing, take action
specified in 3.2 above. If the lab does not generate
their own standard spectra, nake a note in the Data
Assessnent. If spectra are mssing, reject all
positive data.

10.5 Is the RRT of each reported conpound within 0.06 RRT []
units of the standard RRT in the continuing calibration?

10.6 Ae all ions present in the standard nass spectrumat a [ ]
relative intensity greater than 10% (of the nost abundant
ion) also present in the sanpl e nass spectrun?

10.7 Do the relative intensities of the characteristic ions [ ]
in the sanple agree wthin + 30% of the correspondi ng
relative intensities in the reference spectrun?

ACTT ON Wse professional judgenent to determine acceptability
of data. If it is determned that incorrect
identifications were nade, all such data shoul d
be rejected ("R"), flagged ("N") - Presunptive
evi dence of the presence of the conpound) or changed
to non detected ("U*) at the calculated detection limt.
In order to be positively identified, the data nust
conply wth the criterialistedin 9.6, 9.7, and 9. 8.

ACTI ON Wien sanpl e carry-over is a possibility, professional
j udgenent shoul d be used to determine if instrunent
cross-contamnation has affected any Positive conpound
i dentification.

11.0 Tentatively ldentified Gonpounds (TTQ (AP Forml/ Tl C Hui val ent)

NOTE Wse this section only if TIC are required.

11.1 Ae all Tentatively ldentified Gonpound reporting forns [1]
present; and do listed TIC s include scan nunber or

13
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YES NO NA

retention tine, estinmated concentration and a qualifier?
NOTE Add "N' qualifier to all TCs which have CAS nuniber, if mssing.
11.2 Ae the nass spectra for the tentatively identified

conpounds and associ ated "best natch" spectra included
in the sanpl e package for each of the foll ow ng:

a. Sanpl es and/or fractions as appropriate [ ]
b. B anks [ ]
ACTI ON If any TIC data are mssing, take action specified
in 3.2 above.

ACTI ON Add "JN' qualifier only to analytes identified by a CAS #.

NOTE If TICs are present in the associated bl anks take action
as specified in section 7.2 above.

11.3 Ae any priority pollutants listed as Tl C conpounds [ ]
(i.e., an BNA conpound listed as a VAA TIQ?

ACTI ON If yes, docurment in the data assessnent that non VA
Gonpounds are present in the sanpl e(s).

11.4 Ae all ions present in the reference nass spectrumwth [ ]
arelative intensity greater than 10% (of the nost abundant
ion) also present in the sanpl e nass spectrun?

11.5 Do TIC and "best natch" standard relative ion intensities [ ]
agree wthin = 20%

ACTI ON Wse professional judgenent to determne
acceptability of TICidentifications. If it is
determned that an incorrect identification was
nade, change the identification to "unknown" or to
sone |less specific identification (exanple: "C3
substituted benzene") as appropriate. A so, when a
conpound is not found in any blank, but is a
suspected artifact of a common | aboratory contam nant,
the result should be qualified as unusable, "R'.
(Gommon | ab contamnants: GQQ(ME 44), Sloxanes (ME 73),
Hexane, Al dol Gondensati on Products, Sol vent
Preservatives, and rel ated byproducts).

12.0 Gonpound Quantitation and Reported Detection Lints

12.1 Are there any transcription/cal culation errors in [ ]
organi c analysis reporting formresul ts? Check at | east
two positive values. Verify that the correct internal

14



STANDARD OPERATI NG PROCEDURE

US EPA Region 11 Date: QOctober 2001
Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

13.0

14.0

YES NO NA

standard, quantitation ion, and average initia R CF
were used to calculate organic analysis reporting form
result. Wre any errors found?

NOTE Structural isoners wth simlar nass spectra, but
insufficient GQC resolution (i.e. percent valley between
the two peaks > 25% should be reported as isoneric pairs.
The reviewer should check the raw data to ensure that
all such isoners were included in the quantitation (i.e.,
add the areas of the two coeluting peaks to calculate the
total concentration).

12.2 Ae the nethod CRQL's adjusted to reflect sanple dilutions? ]

ACTI ON If errors are large, take action as specified in
section 3.2 above.

ACTI ON Wen a sanple is analyzed at nore than one dil ution,
the lowest detection limts are used (unless a QC
exceedance dictates the use of the higher detection
l[imt fromthe diluted sanpl e data). Repl ace
concentrations that exceed the calibration range
in the original analysis by crossing out the "E'
and it's associated value on the original reporting
form (if present) and substituting the data fromthe
analysis of the diluted sanple. Specify which organic
anal ysis reporting formis to be used, then draw a
red "X' across the entire page of all reporting forns
that should not be used, including any in the summary
package.

Sandards Data (GIJ M

13.1 Are the Reconstructed Ion Chromatograns, and data system [ ]
printouts (Quant Reports) present for initia and
continuing calibration?

ACTTON If any calibration standard data are mssing,

take action specified in section 3.2 above

QM Initial Glibration (AP FormM Ejui val ent)

14.1 Are the Initial Gilibration reporting forns present and [ ]
conplete for the volatile fraction?

ACTI ON If any calibration forns or standard raw data are

mssing, take action specified in section 3.2 above.

14.2 Ae all average RRs > 0.0507? [ ]

ACTI ON drcle all outliers wth red pencil.
15
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YES NO NA

ACTI ON For any target analyte wth average RRF < 0. 05,
qualify all positive results for that anal yte
"J" and all non-detect results for that analyte "R'.

14.3 Are response factors stable over the concentration range [ ]
of the calibration. The %relative standard deviation
(D) < 20.0%as per Method 524.2-20, Sect. 10.2.6. 1

ACTT QN Adrcle all outliers wth a red pencil.

ACTI ON If the % RDis > 20.0% qualify positive
results for that analyte "J" and non-detects
usi ng professional judgenent. Wen RSD > 90%
qualify all positive results for that analyte "J"
and all non-detect results for that analyte "R'.

NOTE Anal ytes previously qualified "U due to bl ank
contamnation are still considered as "hits” when
qgualifying for calibration criteria.

14.4 Vs the % RD determned using RRF or GF? [ ]

If no, what nethod was used to determne the linearity of
the initial calibration? Docunent any effects to the case
in the Data Assessnent.

14.5 Are there any transcription/cal culation errors in the [ ]
reporting of RRF or % RD? (Check at least two val ues but
if errors are found, check nore.)

ACTI ON drcle errors wth a red pencil.

ACTT ON If errors are large, take action as specified in
section 3.2 above.

150 Q&AM Glibration Verification (AP FormM| Huival ent)

15.1 Ae the Gilibration Verification reporting forns present [ ]
and conpl ete for all conpounds of interest?

15.2 Has a calibration verification standard been anal yzed for [ ]
every twelve hours of sanple anal ysis per instrunent?

NOTE The nean response factors calculated during initial
calibration are used for sanple quantitation ( Mthod 524. 2- 26,
Sect. 12.1.1).

16



STANDARD OPERATI NG PROCEDURE
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Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

YES NO NA

ACTT ON If any forns are missing or no calibration
verification standard has been anal yzed twel ve
hours prior to sanple analysis, take action as
specified in section 3.2 above. If calibration
verification data are not available, flag all
associ ated sanpl e data as unusable ("R').

15.3 Wds the %D determined fromthe calibration verification [ ]
determned using RRF and by GF?

If no, what nethod was used to deternine the calibration
verification? Docunent any effects to the case in the
Dat a Assessnent .

15.4 Do any volatile conpounds have a %D (difference or drift) [ ]
between the initial and continuing RRF or (F which exceeds
30% ( Method 524.2-21, Sect. 10.3.5).

ACTI ON drcle all outliers wth a red pencil.

ACTI ON Qualify both positive results and non-detects for
the outlier conpound(s) as estinated, “J”. Wen 9%
is above 90% qualify all positive results for that
analyte "J" and all non-detect results for that

analyte "R'.
15.5 Do any volatile conpounds have a RF < 0.05? [ ]
ACTI ON drcle all outliers wth a red pencil.
ACTT ON If RRF < 0.05 qualify all positive results for

That analyte "J" and all non-detect results for
that analyte "R'.

15.6 Are there any transcription/cal culation errors in the [ ]
reporting of 9% between initial and continuing RRF s/
(F s? ((heck at least two values but if errors are found,

check nore).
ACTI ON drcle errors wth a red pencil.
ACTI ON If errors are large, take action as specified

in section 3.2 above.
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STANDARD OPERATI NG PROCEDURE
US EPA Region 11 Date: QOctober 2001
Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

YES NO NA

16.0 Internal Sandards (AP FormMI| HEuival ent)

16.1 Are the internal standard areas on the internal standard [ ]
reporting forns of every sanple and blank wthin the
upper and lower limts (-50%to + 100% for each initial
md point calibration and (-30%to +100% of the
correspondi ng continuing calibration check ( Method 524.2-21,
Sect. 10.3.4)? The upper limts for internal standard
areas have not been defined in the nethod. See action
h the next page.

ACTI ON If errors are large or infornmation is mssing,
take action as specified in section 3.2 above.
ACTT ON List each outlying internal standard bel ow
Sanple ID IS # Area Lower Limt Woper Limt

(Attach additional sheets if necessary.)

ACTI ON 1. If the internal standard area count is outside
the upper or lower limt, flag wth "J" all
positive results quantitated wth this
internal standard.

2. Do not qualify non-detects when the associated IS
Area is above the upper limt (+ 100%.

3. If the IS areais belowthe lower limt ( - 50%for initial
calibration and -30% for the correspondi ng conti nui ng
calibration), qualify all associated non-detects "W".

4, If extrenely low area counts are reported (< 25%
or if performance exhibits a najor abrupt drop off,
flag all associated non-detects as unusable “R
and positive results as estinmated “J”.

16.2 Are the retention tines of all internal standards wthin [ ]
3 standard deviations of the nean retention conpounds in
the associated initial md-point calibration standard
Met hod 524. 2-25, Sect.11.6)?
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STANDARD OPERATI NG PROCEDURE

US EPA Region 11 Date: QOctober 2001
Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

17.0

YES NO NA

ACTT ON Prof essi onal | udgenent should be used to qualify data
if the retention tines differ by nore than 3 standard
devi ati ons.

Held Duplicates

17.1 Wre any field duplicates submtted for volatile anal ysis?[ ]

ACTI ON QGonpare the reported results for field duplicates
and calculate the relative percent difference.

ACTI ON Any gross variation between field duplicate results
nust be addressed in the Data Assessnent. However, if
large differences exist, take action specified in
section 3.2 above.
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STANDARD OPERATI NG PROCEDURE

US EPA Region 11 Date: QOctober 2001
Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

TaP -
ug -

YES NO NA

DEFINITIONS

br onof | uor obenzene

base neutral acid

calibration check conpound
calibration factor ( wthout internal standards)
contract |aboratory program
contract required quantitation limt
percent difference or percent drift
gas chronat ogr aphy/ nass spect r oscopy
internal standard

liter

| aboratory fortified blank

| aboratory reagent blank

| aboratory fortified nmatrix

field reagent bl ank

ki | ograns

net er

mllineter

nass to charge ratio

quality control

reconstructed ion chronat ogram
relative percent difference
relative response factor ( requires internal standard)
relative retention tine

rel ative standard deviation
retention tine

sanpl e delivery group

standard operating procedure

syst em per f or rance check conpound
tentatively identified conpound
toxicity characteristic |each procedure
m cr ogr ans

vol atile organic acid
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STANDARD OPERATI NG PROCEDURE
US EPA Region 11 Date: QOctober 2001
Met hod 524.2 (Rev. 4.2, 1995) SOP HW 29, Rev. 1

YES NO NA

DEFINITIONS

Data Qualified Definitions:

U - The anal yte was anal yzed for, but was not detected above the reported
sanpl e quantitation limt.

J - The anal yte was positively identified;, the associated nunerical value is
the approxi nate concentration of the analyte in the sanple.

N - The anal ysis indicates the presence of an analyte for which there is
presunptive evidence to nake a “tentative identification”.

NJ - The anal ysis indicates the presence of an analyte that has been
“tentatively identified” and the associated nunerical val ue represents
Its approxi nate concentration.

w - The anal yte was not detected above the reported sanpl e quantitation
limt. However, the reported quantitation limt is approxinate and nay
or nay not represent the actual limt of quantitation necessary to
accurately and precisely neasure the analyte in the sanple.

R - The sanpl e results are rejected due to serious deficiencies in the

ability to anal yze the sanple and neet quality control criteria. The
presence or absence of the anal yte cannot be verified.
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